A solution of 1,2-bis(2-methyl-5-(4-hydroxymethylphenyl)-3-thienyl)perfluorocyclopentene [1] (300 mg; 0.52 mmol), p-toluic acid (140 mg; 1.0 mmol), dicyclohexylcarbodiimide (469 mg; 2.3 mmol), N,N-dimethyl-4-aminopyridine (140 mg; 1.1 mmol), and anhydrous tetrahydrofuran (THF) (20 mL) was stirred overnight under argon atmosphere at room temperature. The reaction mixture was treated with an aqueous solution of sodium hydrogen carbonate, and the mixture was extracted with ether. The organic layer was dried over MgSO4. After removal of the solvent, the residue was purified by column chromatography on silica-gel using n-hexane/ethyl acetate (7:3) as the eluent. Pure 2 was obtained by a further purification with high-performance liquid chromatography (HPLC) and recrystallization from n-hexane/ether solution. Yield: 290 mg (69%). 
Materials

1,2-Bis(2-methyl-5-(4-(p-toluyloxymethyl)phenyl)-3-thienyl)perfluorocyclopentene (2)
A solution of 1,2-bis(2-methyl-5-(4-hydroxymethylphenyl)-3-thienyl)perfluorocyclopentene [1] (300 mg; 0.52 mmol), p-toluic acid (140 mg; 1.0 mmol), dicyclohexylcarbodiimide (469 mg; 2.3 mmol), N,N-dimethyl-4-aminopyridine (140 mg; 1.1 mmol), and anhydrous tetrahydrofuran (THF) (20 mL) was stirred overnight under argon atmosphere at room temperature. The reaction mixture was treated with an aqueous solution of sodium hydrogen carbonate, and the mixture was extracted with ether. The organic layer was dried over MgSO4. After removal of the solvent, the residue was purified by column chromatography on silica-gel using n-hexane/ethyl acetate (7:3) as the eluent. Pure 2 was obtained by a further purification with high-performance liquid chromatography (HPLC) and recrystallization from n-hexane/ether solution. Yield: 290 mg (69% , and anhydrous THF (25 mL) was stirred overnight under argon atmosphere at room temperature. The reaction mixture was treated with an aqueous solution of sodium hydrogen carbonate, and the mixture was extracted with ether. The organic layer was dried over MgSO4. After removal of the solvent, the residue was purified by column chromatography on silica-gel using n-hexane/ethyl acetate (7:3) as the eluent. To 40 mL of dry THF containing 3,5-dibromo-2-methylthiophene (3.0 g; 12 mmol) was added 9.0 mL of 1.6 M n-BuLi hexane solution (14 mmol) at −78 °C under argon atmosphere, and the solution was stirred for 1 h at the low temperature. Tri-n-butyl borate (4.0 mL; 15 mmol) was slowly added to the reaction mixture at −78 °C, and the mixture was stirred for 1 h at that temperature. The reaction mixture was quenched with water. To the residue were added 20 wt % Na2CO3(aq) (13 mL), 1-iodo-4-undecyloxybenzene (4.4 g; 12 mmol), and Pd(PPh3)4 (0.35 g; 0.30 mmol). After the mixture was refluxed for 14 h at 70 °C, it was neutralized by HCl(aq) and extracted with ether. The organic layer was dried over MgSO4, filtrated, and concentrated. The residue was purified by silica-gel column chromatography using n-hexane as the eluent to give 2.6 g of the product in 73% yield: To 20 mL of dry THF solution containing 3-bromo-2-methyl-5-(4-undecyloxyphenyl)thiophene (0.50 g, 1.2 mmol) was added 0.9 mL of 1.6 M n-BuLi hexane solution (14 mmol) at −78 °C under argon atmosphere, and the solution was stirred for 1 h at the low temperature. 1-(2-Methyl-5-phenyl-3-thienyl)heptafluorocyclopentene [2] (0.51 g; 1.4 mmol) in dry THF (5.0 mL) was slowly added to the reaction mixture at −78 °C, and the mixture was stirred for 1 h at that temperature. The reaction mixture was quenched with water and extracted with ether. The organic layer was dried over MgSO4. After removal of the solvent, the residue was purified by column chromatography on silica-gel using n-hexane/dichloromethane (9:1) as the eluent. Goodness-of-fit on F 
3-Bromo-2-methyl-5-(4-undecyloxyphenyl)thiophene
